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The commercially available title compound, C25H23N3O2, has 
been known since 1993 [Nesper etal. (1993). Helv. Chim. Acta, 
76, 2239-2249], but has not been structurally characterized 
until now. In the free ligand, the N atoms of both oxazoline 
rings point in opposite directions. The phenyl rings make 
dihedral angles of 30.56 (5) and 84.57 (3)° with the pyridine 
ring and 72.85 (3)° with each other. 



Experimental 

Crystal data 

C 25 H 2 3N 3 0 2 
M, = 397.46 
Orthorhombic, Pl^Lfa 
a = 7.0184 (2) A 
b = 13.2654 (3) A 
c = 21.5542 (8) A 

Data collection 

Stoe IPDS II diffractometer 
38412 measured reflections 
5433 independent reflections 

Refinement 

R[F 2 > 2a(F 2 )] = 0.029 

wR(F 2 ) = 0.053 

5 = 0.86 

5433 reflections 



V = 2006.74 (10) A J 
Z = 4 

Mo Ka radiation 
fl = 0.09 mm~' 
T = 150 K 

0.50 x 0.45 x 0.25 mm 



4254 reflections with / > 2a(I) 
R iM = 0.045 



271 parameters 

H-atom parameters constrained 
Ap max = 0.13 e A~ 3 
Ap mi „ = -0.18 e A~ 3 



Data collection: X-AREA (Stoe & Cie, 2005); cell refinement: X- 
AREA; data reduction: X-AREA; program(s) used to solve structure: 
SHELXS97 (Sheldrick, 2008); program(s) used to refine structure: 
SHELXL97 (Sheldrick, 2008); molecular graphics: XP in SHELXTL 
(Sheldrick, 2008); software used to prepare material for publication: 
SHELXL97. 



Supplementary data and figures for this paper are available from the 
IUCr electronic archives (Reference: OM2419). 



Related literature 

For the synthesis, see: Nesper et al. (1993; 1996); Schaus & 
Jacobsen (2000); Towers et al (2003); Meng et al. (2005); Hui et 
al. (2006). For crystal structures showing the same ligand 
coordinated to Pd(BF 4 ) 2 or AgBF 4 , see: Nesper et al. (1996); 
Provent et al. (1997). For applications in asymmetric catalysis, 
see: Desimoni et al. (2003); Tse et al. (2006). 
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2,6-Bis [(5)-4-benzyl-4,5-dihydro-l ,3-oxazol-2-yl] pyridine 
K. Moller, K. Junge, A. Spannenberg and M. Beller 

Comment 

The synthesis of chiral tridentate A r ,A r ,A r -pyridine-2,6-bisoxazolines (pybox ligands) constitute a useful toolbox for the ap- 
plication in asymmetric catalysis (Desimoni et ah, 2003). The title compound was used as part of our ongoing studies (Tse 
etal, 2006). 

In contrast to the complexed ligand (Nesper et ah, 1996; Prevent et ah, 1997) where all N atoms are pointed to the metal 
to permit coordination, in the free ligand the N atoms of both oxazoline rings point in the opposite direction (Fig. 1). The 
dihedral angle between the planes defined by C13 - C18 and C20 - C25 is 72.85 (3)°. The phenyl rings (C13 - C18 and 
C20 - C25) are twisted out of the Nl, C4 - C8 plane by an angle of 30.56 (5)° and 84.57 (3)°, respectively. The absolute 
configuration has been assigned to correspond with that of the known chiral centres of the starting material. 



The synthesis of the commercially available title compound was described by Nesper et ah, 1993; Nesper et ah, 1996; 
Schaus & Jacobsen, 2000; Towers et ai, 2003; Meng et ah, 2005 and Hui et ah, 2006. The title compound was purchased 
from STREM and crystals were grown from a dichloromethane/hexane mixture. The solution was slowly evaporated to 
dryness for two days and colourless crystals suitable for X-ray analysis were isolated. 



H atoms were placed in idealized positions with d(C — H) = 0.99 (CH2) and 0.95-1.00 A (CH) and refined using a riding 
model with C/ iso (H) fixed at 1.2 (7 eq (C). 



Experimental 



Refinement 



Figures 




Fig. 1. The molecular structure of the title compound showing the atom-labelling scheme. 
Displacement ellipsoids are drawn at the 50% probability level. 



2,6-Bis[(S)-4-benzyl-4,5-dihydro-1,3-oxazol-2-yl]pyridine 



Crystal data 



C25H23N3O2 



7^(000) = 840 

D x = 1.316 MgnT 3 

Mo Ka radiation, X = 0.71073 A 



M r = 397.46 



Orthorhombic, P2\2\2\ 



sup-1 



supplementary materials 



Hall symbol: P 2ac 2ab Cell parameters from 7372 reflections 

a = 7.0184 (2) A 9=1.8-29.6° 

b = 13.2654 (3) A H = 0.09 mm" 1 

c = 21.5542 (8) A T=150K 

V= 2006.74 (10) A 3 Prism, colourless 

Z=4 0.50 x 0.45 x 0.25 mm 



Data collection 



Stoe IPDS II 
diffractometer 

Radiation source: fine-focus sealed tube 

graphite 

co scans 

38412 measured reflections 
5433 independent reflections 



4254 reflections with I > 2o(I) 
R int = 0.045 

Qmax = 29.2°, 0 m in — 1.8° 

h = -9^9 
£ = -18^18 
/= -29^29 



Refinement 

Refinement on F 2 
Least-squares matrix: full 
R[F 2 > 20(^)1 = 0.029 
wRiF 2 ) = 0.053 
5 = 0.86 

5433 reflections 
271 parameters 
0 restraints 



Primary atom site location: structure-invariant direct 
methods 

Secondary atom site location: difference Fourier map 
Hydrogen site location: inferred from neighbouring 
sites 

H-atom parameters constrained 

w = l/[a 2 (F 0 2 ) + (0.0277.P) 2 ] 
where P = (F 0 2 + 2F 2 )/3 
(A/o) max = 0.001 
Ap max = 0.13 e A~ 3 
Ap mi „ = -0.18eA- 3 



Special details 

Geometry. All e.s.d.'s (except the e.s.d. in the dihedral angle between two l.s. planes) are estimated using the full covariance mat- 
rix. The cell e.s.d.'s are taken into account individually in the estimation of e.s.d.'s in distances, angles and torsion angles; correlations 
between e.s.d.'s in cell parameters are only used when they are defined by crystal symmetry. An approximate (isotropic) treatment of 
cell e.s.d.'s is used for estimating e.s.d.'s involving l.s. planes. 

Refinement. Refinement ofF 2 against ALL reflections. The weighted it-factor wR and goodness of fit S are based on F 2 , convention- 

2 2 2 

al ic-factors R are based on F, with F set to zero for negative F . The threshold expression of F > o(F ) is used only for calculating R- 

factors(gt) etc. and is not relevant to the choice of reflections for refinement. R- factors based on F are statistically about twice as large 
as those based on F, and R- factors based on ALL data will be even larger. 



Fractional atomic coordinates and isotropic or equivalent isotropic displacement parameters (A 2 ) 

x y z U iso */U e0l 

CI 0.08221 (18) 0.78242 (8) 0.86378 (6) 0.0391 (3) 

H1A 0.0477 0.8470 0.8436 0.047* 
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